Past attempts to prepare multilayered chromium complexes of cyclophanes, using the standard procedures with chromium hexacarbonyl (7-10) or chromium metal atoms (11) had not been useful for this purpose. However, recently we were able to show that the Bennett procedure for making bis(arene)-ruthenium(II) complexes from bis(arene)dichloro-di-Au-chloro-diruthenium(II) (12, 13) One of the most studied examples of electron delocalization in a transition metal complex is that of the bis(fulvalene)diiron mixed-valence compound (4), for which Mossbauer spectroscopy has shown the two iron atoms to be equivalent (15). Similar studies ofmixed-valence compounds derived from multilayered iron complexes of cyclophanes would be highly desirable.
The era of cyclophane chemistry was opened by Cram' s syntheses ofparacyclophanes (1), and in his first paper he noted that the electronic spectra of [2.2] -and [3.3] paracyclophane differed from those of higher members of the series as well as acyclic analogs. However, an appreciation for the fact that cyclophanes with benzene decks held in close face-to-face proximity, as is true of all cyclophanes with two-carbon bridges, behave as one ir-electron system came out of later ESR (2) and photoelectron (3) (4) (5) spectral studies. Because Past attempts to prepare multilayered chromium complexes of cyclophanes, using the standard procedures with chromium hexacarbonyl (7) (8) (9) (10) or chromium metal atoms (11) had not been useful for this purpose. However, recently we were able to show that the Bennett procedure for making bis(arene)-ruthenium(II) complexes from bis(arene)dichloro-di-Au-chloro-diruthenium(II) (12, 13) proceeds smoothly in good yield with [2.2] paracyclophane to give the double-and triple-layered ruthenium(II) complexes 2 and 3 (14) . One of the most studied examples of electron delocalization in a transition metal complex is that of the bis(fulvalene)diiron mixed-valence compound (4) , for which Mossbauer spectroscopy has shown the two iron atoms to be equivalent (15) . Similar studies ofmixed-valence compounds derived from multilayered iron complexes of cyclophanes would be highly desirable.
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Thus, we undertook experiments to prepare such iron complexes, both to have examples of complexes with a different metal than ruthenium and also to obtain transition metal complexes of cyclophanes suitable for Mossbauer spectral studies. Both Nesmeyanov et al. (16) and Sutherland and coworkers (17) have reported that ferrocene undergoes ligand exchange with arenes when treated with aluminum chloride and aluminum metal at elevated temperatures. When these conditions were investigated with [2.2]paracyclophane, we found that conversion to the corresponding triple-layered iron complex (5) occurred smoothly and the complex could be isolated as the corresponding hexafluorophosphate derivative in 63% yield.
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The publication costs ofthis article were defrayed in part by page charge payment. This article must therefore be hereby marked "advertisement" in accordance with 18 U. S. C. §1734 solely to indicate this fact. When the above experiment was repeated using a 4:1 molar ratio of (,6-p-xylene)(i 5-cyclopentadienyl)iron(II) hexafluorophosphate to [2.2] mmol) in dry decalin (20 ml, passed through alumina, activity 1) was heated at 160'C for 4 hr under a nitrogen atmosphere. The reaction mixture was cooled in an ice bath before dropwise addition of 20 ml of distilled water. The resulting mixture was washed from the reaction vessel with 50 ml ofwater followed by 50 ml of diethyl ether. The aqueous layer was filtered and the filtrate was washed with two 100-ml portions of ether. The aqueous layer was then filtered again and a solution of 10 
